g 7^ S # If rf 

JAPAN PATENT OFFICE 



This is to certify that the annexed is a true copy of the following application as filed 
with this Office. 



m ^ n B 

Date of Application: 

ffi M # 

Application Number: 
[ST. 10/C] : 



lU l§§ 

M-i 

Applicant(s): 



A 



2 0 0 3 .¥ 8^285 

#0 2003-209380 
[JP 2 0 03-209380] 



CERTIFIED COPY OF 
PRIORITY DOCUMENT 



Commissioner, 
Japan Patent Office 



2004^ 5^2 7B 




tBiiE#^ ti^mm 2004-3045393 



PATENT APPLICATION 
IN THE UNITED STATES PATENT AND TRADEMARK OFFICE 

In re application of '~ Docket No: Q80203 

Toshikazu TAKADA, et al. 

Appln.No.: 10/790,121 Group Art Unit: Unknown 

Confirmation No.: 1141 Examiner: Unknown 

Filed: March 2, 2004 

For: CROSSLINKED BODY AND METHOD OF PRODUCING THE SAME AND PROCESS 
FOR RECYCLING THE SAME 

SUBMISSION OF PRIORITY DOCUMENT 

Commissioner for Patents 
P.O. Box 1450 
Alexandria, VA 22313-1450 

Sir: 

Submitted herewith is a certified copy of Japanese Patent Application No. 2003-209380, 
the priority document on which a claim to priority was made under 35 U.S.C. § 1 19. The 
Examiner is respectfully requested to acknowledge receipt of said priority document. 

Respectfully submitted, 

SUGHRUE MION, PLLC ^hn T. Callahan 

Telephone: (202) 293-7060 Registration No. 32,607 

Facsimile: (202) 293-7860 

WASHINGTON OFFICE 

23373 

CUSTOMER NUMBER 

Enclosure: Japanese Patent Application No. 2003-209380 
Date: September 20, 2004 



JAPAN PATENT OFFICE 



This is to certify that the annexed is a true copy of the following 
application as filed with this Office. 



Date of Application • 



Application Number • 
[ST. 10/C] : 



Applicant(s) '• 



August 28, 2003 

Japanese Patent Application 
No. 2003-209380 

[JP2003-209380] 

BRIDGESTONE CORPORATION 



Certified on May 27, 2004 

Commissioner, 

Japan Patent Office Yasuo IMAI (sealed) 



Certification No. 2004-3045393 



#IM 2003-209380 



^-v: 1/ 



immm] 
[tiaiB] 



mm 

P241096 

¥^15^ 8^28B 

C07C 43/11 
C08G 18/00 
C08J 3/24 

27 

mM«|5gMEBM3-2 0-6 gatt^3 0 3-^ 
;^K/t^rfJWl5-A*teHr 1-4-5 ^y>';^^802 

;^KJt#rtT±BiIiBr 2-28-10 
>^KH^TOW^*WI4 -4 5 1 ';-i->&;^^^-r2 0 5 



m:^f rtT/jNji imsr 3-1-1 y 



ttliE# 2004-3045393 



• ■ ' * #11 2003-209380 ^-vl 2/E 

mmxi±mp)f] M^M^¥ti4-imm 3-1-1 w^^n r-; 

[lt!5lJ#-^l 000005278 
[fScSlJ#-^] 100072051 

074997 

mU^m] 21,000R 

imi^^] ~ mmm 1 

m® 1 
imi^^] m^m 1 

[^JSS^^^^c*-^] 9712186 



miE# 2004-3045393 



mm 2003-209380 



^-v: 1/ 



Alt]® 2 \z%m.<D^^^o 




im^me] Bufe4^°u ^^^-^^j.-t-^w^^^ y:^}\^y ^ 

^(11) : 

(R1-N+H2-R2-S-S-r2-N+H2-R1) • 2 X" ••• (II) 



aiiE# 2004-3045393 



mm 2003-209380 



^-v: 2/ 



o 

14(7) T > ^ ^ A *£-eltMeU^^" ^ ffM L T ^ If Alt:^ 3 mBm<7)^^tf*:o 
[ff*S9] Huffi'^ 2oWi-'S-'i"tgtt<7)T>^-'!7Afl7i)?Tfe 

^(iii) : 

(r1-N+H2-R3-OCONH-R4-NHCOO-R3-N + H2-R1) • 2 X" 

• • • (III) 

im^m 1 1 1 lu 'J -7 - 75^.-if 'J ^ > -c^b ^ ^ <i: t-r;^ m^m i 

^ZL'%tm.(r>Ty^=-^ ui^h^^ ^:t-;w«co#ftTT% n ^5^^ -9- > otitic J; 
[If 1 4 ] Bu ^ ^ U - 1>^-^^ 



mWW 2004-3045393 



mm 2 0 0 3-2 0 9 3 8 0 ^- v : 3/ 



[it 2] 




iBstdl) : 

(R1-N+H2-R2-S-S-R2-N+H2-R1) • 2 X" ••• (II) 

(^4^. Ri^ R2s.t/x-(±±ffi^iwia-e^^) -e^$tL^:i^^#m<!:-r'&if 

[W>)^Jfi2 0] HUfa#^«^-r'S55^^;6^^'>l/^>^'^^2o^i-^-mm<7) 
T > ^ - -^7 A :^T"ab ^ ^ <!: 1 1" ^ If 1 8 {3iS^(7)^##:(7)^Jt:^f£o 

[if^:52 U trrfB'i^l^^ >^^^2o#-r'i>z:ttg14OT>^-'>A:^;0^'T 

IB^(iii) : 

(R1-N+H2-R3-0C0NH-R4-NHC00-R3-N+H2-R1) • 2 X" 

• • • (III) 



taiE# 2004-3045393 



mm 2003-209380 ^-v: 4/ 

(^ff, Rl. r3, :5.?^'R4:?^U^X-(i±f£i:|WiaT'^)^) ^ 3 t ^J|f ill: 

[ft*]^2 3] mt^±W^m^'k2^m-t^it^m^^^:^^^'^>^-r-)\^X' 
ltmm2 5] if*]Kl - 1 2<^v^-r;h.;6-tc|e^<7)lg^#^tjni|^HJ: l)M^M 

[WaRiS 2 7 ] HU fS^ :t - ;U^:6^TiE^ (IV) : 
(r1-N + H2-R2- S H) • X- • • • (IV) 

{^^. Ri. R2^xfx-{t^ ±Mtnmx^^^) -e^$n<sc<!:*#fi<h1-^ 

[0 0 0 1] 

o 

[0 0 0 21 

T v> .2, i: $ tLT v> ^ o ±M^ 2 1 ±T% lll^^3fejiilt& ^ g i3 



ttJtE# 2004-3045393 



#®I 2003-209380 



^-v: 5/ 



[0 0 0 3] 

1112 ti^i-J: T ti. 1 tll2<7).-^x h>>^x h+m^ffltCcfcoT. Mo^^-'^^ 
[0 0 0 4] 

{±, 113 tc:^-r ct ^ tc. mi tLX-JT.jvy ^ Vf^^^^'^^~'U^^(r>r 
-•^AJtfi^fflv^, -r*tt;f^^-;i/^,^^3Px.^ ^ vx;w-7 KIS'^^^^^^- 
;^^i:<7)^^^R^L4;J; o-CpTj^freijtirf^Si-^o mi(D^U(D^.K. ^^^y:x.~ 
"rJX^mX «9'5r^m2 7{i^'T>^-'>AJtai:§|f^^L. [2]n5'^-ft>5^[3]n^ 

[0 0 0 5] 

>; o ^ ^-fj-^^^^ws^^n-ci^ . mmu'^mm±mA^<Dmmi^'m^^nx\^^^ 

o mA^. (A) K^-V ;'7'3 ^w-r^±M'i^°';-7-^# 1 ^ L 

. i^«lU3lt^co^2y6^'ao/cmit04^';n^^-if (B) ^ix.yv^^'•y 
y°3 ^^-t^mM^^^m 1 t L, ^2 7j>^^*^|§^U J; i9^miS^^ti-C^;i>^-^° 
V-T-<7)^2 tc|trfB||lil7&?jlofc«it(7).-^'>j p^dr-^-^-e. (C) li-1j<D^m 



ttlIiE# 2004-3045393 



mm 2 0 0 3 - 2 0 9 3 8 0 ^- v I 6/ 

$^2 75>^~dio7t:«3S04^°'; n^^-9->-e^^o L L 4^ 75^^ > 4^° U ^ n 
[0 0 0 6] 

■ tZ^'^\ 'ijt^ X . ^-g tg*° 'J - ^'l' t V V V T - h 7i>^ 1^ ^ ^ >; Ix 

^ 2 'B H^tt'-i^" U - ;v V V v T ^> - h ii V T ^ > <t lb ^ ^ P 
[0 0 0 7] 

[##it:^i^ 1 1 

0, p. 6 1 - 7 7 
[0 0 0 8] 

[0 0 0 9] 

[0010] 

[0011] 



2004-3045393 



JTfil 2003-209380 ^- v : 7/ 

[ft 3] 




[0 0 12] 

m^^M-th - 1 tgi4<7) T > ^ ^ A rnxmrnmrn^k ^ l r ^ 

Tfi. Tld^(II) : 

(R1-N + H2-R2-S-S-R2-N + H2-R1) • 2 X- ••• (II) 

«9 *)^j^v>^T'^o. R2(±-'^iffi<7)J^'^^:7K«^-e-\x^I^^^-^^'e^i <, x- 

[0 0 13] 

^ 2 'S) r -B Hg14<^ T > ^ - -^z A ilT-aMeiJ^^ ^ ffM L T >t ^ i> tti- 

i Lv^o ^^-e, Huie-^ l^^ 2o;ti-^-'Btg14(7)T>^-'>Ata^ L 

T(i. TfE^(III) : 

(r1-N+H2-R3-OCONH-R4-NHCOO-R3-N+H2-R1) • 2 X" 



ttliiE# 2004-3045393 



mm 2003-209380 



^-v: 8/ 



• • • (III) 

o 

[0 0 14] 

:$:f§H^co^Mi*(7)jtiic7)i(tWiJtci3v^Tfi. mtl^°') -7-7i>?n ^ ^^-ff > otitic io 
[0 0 15] 

TK^(i) : 

{it A] 




xU'^fih^'7^yj--7-)vmtL^^-th^'') ^'7^y:i--7-)\^^^'^\,zut L< 
. mi!^^^yj^-7-)\ymi:t'yu^y^^t^^ts-^°') 9 =7^y:^~y-)^m^\^ 

T(i. TIB^(II) : 

tBiiE# 2004-3045393 



H^m 2003-209380 ^-v: 9/ 

(R1-N + H2-R2-S-S-r2-N+H2-R1) • 2 X" • • • (II) 
[0 0 16] 

Ifi^(iii) : 

(r1-N+H2-R3-OCONH-R4-NHCOO-R3-N+H2-R1) • 2 X" 

• • • (III) 

{^^. Rl. r3, ;5.0^'R4;S.(^~X-{i±f£i:[5ja-e^)^) T'^^ tL-Sft^t/T&^^M 
[0 0 1 71 

^'ii(Dm.\^^^\^mm'^i'^nxLxt^:^mu 9 > ^mum5^^(DU6f 

[0 0 181 

[0 0 191 

[0 0 2 01 

LT(i. TfS^(IV) : 

(R1-N+H2-R2-SH) • X- • • • (IV) 

(^•4^. Ri> R'^wx-^t^ ±Mtmmxhh) -e^^n<5>'fb^tfWS t< 



tBliE#2 004-3045393 



i|f M 2003-209380 



^-v: 10/ 



[0 0 2 1] 

o 

[0 0 2 2] 

j^-T-;v«. ^ u y Ymm(oi^W^^=i-\z^%'t^i<mm'&^'^tsm^^ 
ctL^coffj-e^. m'()i§.\.m^if9^^y=^-7-)y^\z^%-thi^Wim'&^'^ts 

^KO^^-^^i-x^l^Jli: LTti. 2 4-^^'>>-8 (^L-'f ^ X : 4.0A) ^ 2 

y-^^-^^-e (?L^f-r x>4.oA) . so-^^v-^^-io (?L-9--rx>4.0A) 

[0 0 2 3] 

±ie'-^°'; i^9'>>^--r;i/<5: LT{i. TlB^(V). ^(VI). ^(VII)3^(i^(VII 
I) : 



miiE#2 004-3045393 



mm 2003-209380 



11/ 



HI: 5] 




o 

y-O O-v 



0 



9, 

X 

O 



aitiE# 2 0 0 4 



-3045393 




miiE#2 0 0 4 



-3045393 



mm 2003-209380 



^-v: 13/ 



[it 7 1 




i^fp. n(il-100000cO|gi5:T% x (i5~95<7)^i5:T% y (i95~-50^iS:t?^^ 



ttlliE#2 004-3045393 



!WM 2003-209380 



^-v: 14/ 



[its] 



0 = 0 




0 = 0 




[0 0 2 4] 

f- >'K±> > y*- 2 4 7 > J^- T- 8 <o T 3 - v 



miiE# 2004-3045393 



mm 2003-209380 



^-v: 15/ 



-i VvT-^- h ii^N.N-v^^^WT-t hr^ K(DMA c )ft^-^:■m#SP^-l^:-5>«l 
[it 9] 




[0 0 2 51 



tfcllE# 2004-3045393 



#il 2003-209380 



^-v: 16/ 



. ^n^>(7)ft^-e^. TfE^(ii) : 

(R1-N+H2-R2-S-S-R2-N + H2-R1) • 2 X" • • • (II) 

^^i^v^^-e^i9 , R2{±-fjffi<7);^^b7Km^-e^x^J^,i^^^^-e^ J: < . x- 
{±— fffi<7)pt>r :t T'^^tL^ vx;i^-7 ^ KIS^*Wi-^z:st^tt<7)T> 

^^•^Aii^, Tifi^(iii) : 

(R1-N+H2-R3-0C0NH-R4-NHC00-R3-N + H2-R1) • 2 X" 

• • • (III) 

i^^. R^umm^'') ^ y ^ y }i^(D ^ "7 ^ > si.-y' )i^m^<o^i'^ ^ X X 

[0 0 2 61 
[0 0 2 7] 

^(11) 4^. R^li^ti^n^tLLxmfe.^'') ^ytiy^-7')\^(D^y^y:^- 
[0 0 2 8] 

^(II)ORli:LT(i. 3^)bt«ii=^^1-^*7&^'»t L<. 5|)I^«it(i. gm» 

mfl# 2 004-3045393 



mM 2003-209380 



^- V : 17/ 



. 3, 5-v- h n^>v;l/^, 4- t v;l^*^7j^'^{f fbti^So 
[0 0 2 9] 

[0 0 3 01 

^(II)(7)X-^ LT(i. PFe". CF3SO3-. BF4-, CFsCOz'^^^^^f 
[0 0 3 1 ] 

litl 0] 



[0 0 3 21 




*Bu 



ailiE#2 004-3045393 



#0 2003-209380 



^-v: 18/ 



[0 0 3 3] 

m \ 0<7)#itT-e!ja^#L-C^-}^°'; i>^'^>j:---f i:T>^-'>Aig9 
[0 0 3 4] 

(R1-N+H2-R2-SH) • X- • • • (IV) 

:t-)umx^ho zfih<7)^'ei>. ^=^'^^';>-r ^;i^i->2)is*75^<b(±. ±fE^ 

[0 0 3 5] 

<7)?L-9-^ x J: 0 i>n^\^^^xh «9 > ^(iDORl-e^ttYcO t III Cft^^lf ^ 

t-h^x^ho ttz. ^{iii)^<DR'^wR^^t^fi^^^msLLx^m(Dmti^m 

*-e*>«9> ^(II)<7)R2-t?^lfyc(Ot|^D*=^W'i)«r i:;6^^-r^^o ^^(III)(7) 

'fb'^tri: trti. Ri7&^^3. 5-v-t-r^;i/^>-v;i/*-e. R3;;>i'h v 



miiE#2 004-3045393 



#0 2003-209380 



^- V : 19/ 



[^b 1 1 ] 



QQ 




[0 0 3 6] 



2004-3045393 



2003-209380 



^- V : 20/ 



V vT■:^- h ■k'mTLX^ \o(r>^t 2o<7)m-^^4<7)$&75>^?=5:^[3]^^Jp■^^- >^ 
[0 0 3 7] 



miE# 2004-3045393 



mm 2003-209380 



^-v: 21/ 



[^b 1 2 1 




[0 0 3 8] 

6t;ic{±, ex v^J' nx^x h 'J if x >; x T P 



tbiE#2 004-3045393 



#11 2003-209380 



^-v: 22/ 



^:LT{±. 2 4-^^v'^>-8 (TL-^f ^ X : 4.0A) > 2 7-^7'!7>-9 (TL^t-f 
X>4.0A) . SO-^^'^^-lO (?L-^-1'X>4.0A) m^^^ih^ho ±fBlf 

[ft 1 3 ] 




[0 0 3 9] 



aiiiE# 2004-3045393 



mm 2003-209380 



: 23/ 



nmu^^^zt r-^mi^ ^ t# ^ ^ ^ t&^t- # -6 o --k >; - n -9- > 

[0 0 4 0] 

-2)0 'iJt^<7)m'd'^Um-<DiXmtLXi>m^'C^^o Mtc> ';-9-^^;H4tc 
[0 0 4 1] 

^X-mm-r:h1im. (ii) 2o<om^14<7)^7)^^>&^[3]o^:^-9->=^ 

mi>zm^iimm^i'^wxLx^j:^mu ^ ^^>imAiiid-^<7)^^xm^i-^ 

[0 0 4 2] 
[0 0 4 3] 

miiE# 2004-3045393 



2003-209380 



^-v: 24/ 



[0 0 4 4] 
[<b 1 4 ] 



[0 0 4 5] 

miiE#2 004-3045393 



#M 2003-209380 



^--y: 25/ 



[0 0 4 6] 

t ^ Kt& ^ -lir ^ :^;^-e ^ J: V 
[0 0 4 7] 

[0 0 4 8] 

[0 0 4 9] 
[0 0 5 0] 

14 O T > ^ - A t n ^ ^ > HJ: ^ MMfi^^ ^ =Sr ff^^ L r ^ ;i> 

tBIE#2 004-3045393 



# M 2003-209380 



^-v: 26/ 



[0 0 5 1] 

-r-SCi.b^^^'-C-^^o Tlfi^(II) : 

(r1-N+H2-R2-S-S-r2-N+H2-R1) • 2 X" ■•■ (II) 

(^4^. Ri. R2S(y^~x-t±. iMtmmxhh) xm^it^^'Ui^\^<^Ty^ 

(R1-N + H2-R2-SH) • X- • ■ • (IV) 
{^^. Rl. R2s.?/X-(i. ±fEtl^a-Cab'6) T^;^ tL<2>^:^-;v^^'f5gffl 

[0 0 5 2] 
[0 0 5 3] 

^ > y vT-^- h (MD I) 1.41Mh^. N, N-v ^ ^;WT-t h T ^ 

K(DMAc)>t', M?a-ei0Bfr^m#Sn^^i:T±fE^(v)-e^$tL^4^°u ^^^y 

L 7t * ( Tg) ^^'Sir-e. iftmiiiJ^ftr-iliJ^ t fclO%M»Mi!'^zajg ( T 
dio)75^^254°C'C\ G P C-epJ^L/c^i^°'; ^f^P>m#<7)m¥J^^^i(Mn)7i^^510 



ttlfl#2 004-3045393 



mm 2003-209380 



^-v: 27/ 



[itl 5] 




[0 0 5 4] 

) 76^^2200-C\ ^J-T-M^^-^ (M w/M n ) ST* o /Co 
[0 0 5 5] 



{±ilE#2 004-3045393 



#®l 2003-209380 



^- V : 28/ 



n ) /6n25000-e. (M w/M n ) T^^SQ-e^) o fzo 

[0 0 5 6] 

mmm 1 ) 

±fSoj: ^ tcLTt#fc^(v)co.-K'; ^^'yyj^-r-)]^t. ife^dx)^-!-^^ 

>f-:^-;L'(P h SH)^t)P;iT, 50t:T«^gL/io ^(V) <7)yi-'V ^ ^ ^ 

yj:.~T-)V<Dmmt^<D^'7^y:3.=.y bOrtJ^i: Lr0.25M. ^(IX)<7)Z:WBg 
14T>^- .>AJta<7)jt^{i0.060M. ^>^f >-^^->'l/coM(i0.012M-r'^)^o ^ 

.-j^-i; n^c^r-if > (^If'^) ^^iatitc^fco H'^tLfc^^Ki. ^.^X^Wti^^^ 
.^.(Tg);6m41C-t:\ 10%m»«^iajg(Tciio)^'^203°C-C^)ofCo Kt&^^TIB 



ttJiE# 2004-3045393 



mm 2003-209380 



^-v: 29/ 



[it 16] 




[0 0 5 7] 



aiiiE#2 004-3045393 



#11 2003-209380 



^-v: 30/ 



[0 0 5 8] 

--'t^Ov^iJPHUx v^tJnEf^> v^.^PlO0#rBlft, v^^]D24B#r^m<7)lH-NMR>^^^' V 
imUZTjk^o 1.3ppm#rf^i;^n^5^(IX)<7)T>^-'>Ala<7) t-B u*<7>7KS 

tl^S^/O^^:;^^ < 4-^0 ^/c. 4.2ppmBut^t^Jin^^(IX)(7)T>-=e-'> AtacO'-i^ 
[0 0 5 91 

[0 0 6 0] 
[0 0 6 1] 

[^1] 





*C(V)(Di8g 
(M)«1 


^{IX)(D 
mol% *2 








0.25 


50 


75 


60.4 




0.25 


25 


97 


53; 3 


mmm4 


0.25 


10 


238 


31.8 




0.17 


25 


167 


48.8 



*1 a (V) ©*' 'j*7^Vi-f JKD^ 7^ >aiv KDl»i8j£ (mo I /L) . 
*2 SC (V) (Or •J^^^r/i-fJKD^?^ >a-v H-SfT -& no I %. 



ffiliEW 2004-3045393 



2003-209380 



^-v: 31/ 



[0 0 6 2] 

[0 0 6 3] 

[0 0 6 4] 
1^2] 











DMF 


1400 




DMSO 


840 




CH3CN 


62 




CH3OH 


27 



[0 0 6 5] 

^2>e»^^. v^^;i-4^;i/AT^ K(DMF)^vp<^;i^>^;W'i^^ V K(DMS O) 

[0 0 6 6] 

(^M^J 1 0 ) 



ttllE# 2 004-3045393 



mm 2003-209380 



^-v: 32/ 



[0 0 6 7] 

immm 1 1 ) 

^)u9^-^yii^ i^^^7.m$J^STg)m7V'^\ 10%m»?^ii'iaE(Tdio)^'^234 
[0 0 6 81 

([3]n ^:^-9-><7)'a'^1^iJ 1 ) 
3. 5-v-tert-r^;i/^>XT;i/T-'li K5. 00g(22. 9mmol) t 3 -T 5 7 - 1 -T'n 
/NV-;H.72g(22.9mmol)^ h ;i/j:.>60mLtC?#7&^ L. T;l^ :3'>#H^TT'2Bf ^il 

'>A2.57g(57.4ramol)^i)P^. grU-cmrB^m^ L/Jo V#$^*MI±I^* t 
, ^ nn.i-wUA-ej^m L. IMCOHC 1 10%<7)N a O H7Ki§fi^-e 1 dl-r 

A^u-rh^^y^- (mmm : e t oa c) x-mnL. m^^^^ )vt lt3.2o 

g(11.5mmol, 50%)<7)TfS^(XIV) : 



X^^fi^it^^^ntZo M^(XIV)<7)'fb-^t?3.2g(11.5mmol)^^ ^y-^l'SOmL 

\^mi}-\^. ti*^LTV^^<!:>l^-\10%(7)HPF67K?#Wt30mL^i^o < f)?gTLfc 

T'^j^L^t^=SrMEE^*L. efeS'ft^.?: tT4.80g(11.3mmol, 98%)OTfS^(XV 



[^bl 7] 




miiE# 2004-3045393 



#fl 2003-209380 



^-v: 33/ 



) : 



[iti 81 




••-(XV) 



[0 0 6 91 

v^>y~-2 4-^^ ^'>>-8-j:---r;KDB 2 4 C 8) 3. 00g(6. 69mmol) ^I^^ 
50mLtCv§fi|L. 60%cO5imi.27inL(16.7mmol)^SnA. M^a-ei3Bf r^^# L/Co @ 

•^f^, OfflM^tfd -^-e. LT2.41g( 

4.48mmol, 67%) <7)Tfd^(XVI) 1 



iH-N MR (270MHz, CDCI3) 5 7. 90-7. 85 (2H, dd, Ji=8.9Hz, J2=2.4Hz. Ar-H), 
7.72(2H, d,J=2.4Hz, Ar-H), 6.86(2H, d,J=2.4Hz, Ar-H), 4. 24-4. 13 (8H, m. 

CHg), 3.97-3.83(16H, m, CH2)ppm. ! m.p. 144. 4-145. 9t:. I IR(KB 

r) vN-0=1512. 1277cm-l. 
[0 0 7 01 



[<l: 1 9 1 




0^ 



lhmW2 004-3045393 



2003-209380 



^- y : 34/ 



±fE5t (XV) <^ft-^tH70ing(0. 40mmol) . JilE^(XVI) <7)'fb'^tJ430mg(0. SOmmol) 
=&CH3N02 S.bmUzmmL. 70t:-eiBt^it# L/if^. ^^-i^-^ 1/ > v ^ V 
vT-:h- h32/.L(0.20mmol). v ^ V >^ v- n-^^;i^7. X(D B T D L) 24// 

T h ^'^^-f -(HP LOtlJ: Offlpi-'6^<!:-e. M'&mi^t L-r240mg(0. 12min 
ol, 58%)«OTfE^(XVII) : 
lft2 01 

> 
X 




J±iliE# 2004-3045393 



mm 2003-209380 



^-->': 35/ 



iH-N MR (270MHz, CDCI3) 5 7. 84-7. 81 (4H, d, J=8.6Hz, Ar-H of crown), 7. 
61(4H, s, Ar-H of crown), 7. 18-7. 11 (6H, m. Ar-H of dumbbel). 6.94-6.90(4 
H, m. Ar-H of crown), 4. 67-4. 65 (4H, m. ArCH2NH2), 4. 20-3. 07(60H, m, CHg) 
, 1.93-1. 11 (44H, m, CHg and tBu)ppin. : FAB-MS (m-NBA) :m/z 1801. 0[M-sPF 

[0 0 7 1 ] 

_hf£^(XVII)<7)fb-a-t?200mg(0.10mmol) <i;50mg<75P d-C ^g^^j:-^;!^-^ 9 J 

(1/1) <r^\^^mm^\sL\zmm^^imm.'^\^x'm:^^~^w^\^fzo 

^^LTP d-C=S:|^§. ^?^<7)V#^^r^EE^*LT. MfeSft:^ LT180mg(0.0 
97imnoI, 97%) cOTffi^(XVIII) : 



tlilE# 2004-3045393 



#il 2003-209380 



^-v: 36/ 



Ut2 II 



> 
X 




[0 0 7 2] 

{%m\\ 12) 

±fS^(XVIII)<7)f|:^trl80mg(0.097mmol)=^4tt7|cTHF 30inLtIv#IS h U 

f^;L'T ^ >1. linL;5.t/T H F 3iiiLlCr#^Sf tfcx ^"7 ^ u <; K60mg(0.30mmol 

SOti^^S^-^. 7K^W»$-ti:. 190mg<7)Tfe^(XIX) : 



t±iiE#2 004-3045393 



2003-209380 



^-v: 37/ 



Ut2 2] 



X 



X 




[0 0 7 3] 

DB2 4C8 1.98g(4.33nmiol)^S^^t::-^filL. 60%m^312;«L(4. llmmol) ^ 
nZt-C. LT1.41g(2.90nimol, 3S%)<DTtZ^(U) : 



iHiE# 2004-3045393 



#M 2003-209380 



^-v: 38/ 



lit2 3] 




(XX) 



1H-N MR (270MHz, CDCI3) <5 7. 99-7. 86(1H, dd. Ji=8.9Hz. J2=2.4Hz, Ar-H), 
7.72(1H, dJ=2.4Hz, Ar-H), 6.91-6.86(5H. m, Ar-H), 4. 28-4. 14 (8H, m, CH2 
), 3.97-3.84(16H, m, CH2)ppm. I m.p. 124. 0-125. Ot:. : IR(KBr) 

vN-0=1509, 1276cm-l. 

[0 0 7 4] 

±sE^(XX)<7)'ft^tf0.35g(0.70mmol) ^:50mgCOP d -C ^ 7 - 

;v (1/1) <r^m.^mm.\^^\^~m:m^^imm.^\.xmM.^-^w^\^fzo 
^LTPd-c^i^^. ^ m<Dmm ^ Mffip^* l -c . ^^(d^^^ tLx ns^ (xx 

I) : 



>0.50mL(3.5iMol):S.t/THF lOmLltZ-MMLfcT^ ^ ^ V K70mg(0.35m 

j^i-'SCl.hm; «9> 0.37g(0.35mmol, 100%) OTIB^ (XXII) : 



[it2 4] 




ttiliE#2 004-3045393 



#0 2003-209380 v : 39/ 



lit2 5] 




iH-N MR (270MHz, DMSO-de) (510.2(2H, COM), 8.05(4H, s, telephthaloyl- 
H), 7.47(2H, s, Ar-H), 7.32(2H, m, Ar-H), 6.96-6.85(10H, m, AR-H), 4.06( 
16H, m, C^). 3.75(16H, m, CHg). 3.66(16H, d, CH2)ppm. 
[0 0 7 5] 

±ia^(XXII)0<b^t>1.63g(1.54mmol). TK^-fb"^ h V A (60% in oil) 2.0 
0g(50.0inmol)^:4ft7KDMF lOOmLllM^ LT30^^t#^t^ 3 "^^-fb^ ^;l'4.0mL(64 



ailiE# 2004-3045393 



Wm 2003-209380 



^-v: 40/ 



S^b^hICJ; Oi»^-r'l)C<hm:oT. fifeSffi: LT1.12g(1.03ifflnol. 67%) <7) 

TiB^(xxin) : 

\\t2 6] 

a 

X 
X 




2004-3045393 



#M 2003-209380 



^-v: 41/ 



m.p. 162-163r : iH-N MR (270MHz, CDCI3) ^7.10(4H, s, Ar-H), 6.88( 
8H. s, Ar-H), 6.58(2H, d, Ar-H), 6.52(2H, s, Ar-U). 4. 16-3. 73(48H. m, CH 
2), 3.73(6H, s, CH2)ppm. : IR(KBr) v c=0=1647cm-l. 
[0 0 7 6] 

immm 1 3 ) 
Tie^(xxiv) : 

[it2 7] 

HaX)^!rXXoH ---(XXIV) 



T'^^tL>l>'ft'^tl95mg(0.37mmol)*CHC I3 2.0mLlc^)^L. CF3SO3H 40 
/^L(0.44rmnol), ±.%Z^{lllll) (D \£ 7. 7">'W200mg(0. 18mmol) HiW^ 

. ^?a-C5^r^^t#LT. Tf£^(XXV) : 
[fb2 81 




R=p-C6H4 



vi^r-t-Y) 95mg(0.37lnmol)^:^J0;i^ m^X^ h\z2nmW^1r h 

\i!^mM 2004-3045393 



2003-209380 



^-v: 42/ 



i$-t L-cTfS^(xxvi) : 

[it2 91 



-r^m^ti^ # (210mg) iWfZo 
I R ( K B r ) V N-H=3400cin-1 , v c=0=1710cin-l . 
[0 0 7 7] 

^^Lfz^iUVl)<D^mmi. CHC ^^<^ 

^ tm^mi$-l<^^j:'ofZo DMS Off-eolH-NMR^^^' b;i/^!119 tl. M^n 
U7t-.)UA(pX-(7)lU-NMR7.^^ VJ^^^mi Otli^-To DMS Off -e<7)NMR;^ 
h;Ki^ (XXIII) (^jk-^tJONMR;^^^ kr-i^<^f£S75^— ifcLTiS 

«9 . ^ (XXIII) (Dit^m try^=.^A i^-hm'^^ii^ir ^ t\:f-^-^^iyy hi-^z 

ti)^h. DMS04'-e(i^(XXIII)O^T-«iT^^-'>Ai^^$tffMLTv^3^v^ 




R=p-C6H4 



•••(XXVI) 



ttllE^f 2004-3045393 



2003-209380 



^- V : 43/ 



[0 0 7 8] 

( ij -9- ^ ^ 1 ) 

mol%cOTfS^(XXVII) : 

[its 0] 



[0 0 7 9] 

t# ^ n r D M F ft^eot: -e3 H r^^ tjol!^ l r j^ii l fi tt-e ab o /i Ji 
ymm i ^ ^^^o^^i-tL/j c i: ^ ^ l /^o ^ <7)vt?g ^ ^ ^ y - K^itm-r ^ t 




ailiE# 2004-3045393 



mm 2003-209380 



^-v: 44/ 




[0 0 8 0] 



tBIE# 2004-3045393 



#11 2003-209380 



^-v: 45/ 



^mn^^xtii^. ntmt:d-h^^^u ^^'^ymmi'^J:^^ 

[ins] :^§km<D^mi$-omitmx^^o 

[[117] ^(v)(7)4^°'; ^ ^-^ >a^-x;i/5.0'~^(ix)<7)T>^^'>A4acoig'^!^ 

[[118] [2]D^^-9->. [3]n^:5r-^>. 3fet;'lC^(IX)<7)T>^^'^ AJIS. 
O^^DB2 4C8 (i^9'^>a^-T-;i^) co^l-^J^colH-NMR h ;i/^^i-o 

[[119] HiSfiJl 3O^M^$:<^DMS0ft'-e(7)lH-NMR>^^^ h;U-e*)^o 
[HI 0] Hi&^lJl 3<7)5i5M'^<7)mi5^DD.i^;VAcpT*olH-NMR;^-^i^ h ;v 

1 

2 ^ 

3 j]^>K^-v.y7° 
4 

5 [2]u^^-iry 

6 [3]n^^-9-> 

7 :^^) ^y^yj:.-7')]y 

8 v^^W^^ KlS-g- 

1 0 ^^t-^Hi 



miE# 2004-3045393 



^il 2003-209380 



^-v: 46/E 



l±liE# 2004-3045393 




atiliE#2 0 0 4 



-3045393 




tbiE# 2004-3045393 



#M 2003-209380 




miiE#2 004-3045393 




aiiiE#2 004-30 4 5393 



me] 



S^m 2003-209380 



6/ 




aiiiE# 2004-3045393 




tamW 2004-3045393 




tamm 2004-3045393 




ailE#2 004-3045393 



2003-209380 



^-v: 10/E 




miiE# 2004-3045393 



#SI 2003-209380 



^-v: i/E 



mm 

o 

mum\ m 5 



miEJjf 2004-3045393 



l/E 



#il 2003-209380 



m II A 1 



in 



[000005278] 



mW^M B 1990^ 8H270 

pJf mM«l54'^E^1t 1 Ti 1 0 



1-^ 



tHiE#-^ miiE#2 0 0 4 - 3 0 4 5 3 9 3 



